Addition of 2.0 ml (1 M) Na2CC>3 to a stirred aqueous solution of Pb(NC>3)2 (0.168 g, 0.51 mmol) in 5.0 ml H 2 0 produced white precipitate, which was separated out by centrifugation and then added to a stirred methanolic aqueous solution of phenanthroline monohydrate (0.102 g, 0.51 mmol) and pimelic acid (0.083 g, 0.52 mmol) in 20 ml CH3OH-H2O (1:1 v/v). The mixture was stirred for 30 min and the formed suspension was filtered off. The filtrate (pH = 5.90) was allowed to stand at room temperature and slow evaporation afforded a few colorless needle-like crystals.
Discussion
The title compound consists of hydrogen bonded H2O molecules and dinuclear [Pb 2 (phen)2(CvHio04)2] complex molecules centered at the crystallographic 1/ position. Within the complex molecules, the Pb atoms are coordinated by two Ν atoms of one phen ligand and four O atoms of two chelating carboxylate groups of different bis-chelating pimelato ligands with ¡i(Pb-N) = 2.603 Â, 2.628 Á and d(Pb-O) = 2.304 Â -2.662 À. Due to the lone pair effect of the Pb atom, the coordination polyhedra can be roughly viewed as mono-capped square pyramids. In the (001) plane, the dinuclear complex molecules are so arranged that the phen ligands are each sandwiched by two symmetry-related phen neighbors. The mean interplanar distance of 3.44 A suggests that the intermolecular π-π stacking interactions are responsible for supramolecular assembly of the dinuclear complex molecules into layers. The formed layers are further assembled by intermolecular C-H-0 hydrogen bonds to generate 3D framework with the hydrogen bonded H2O molecules located in ID tunnels extending along the [100] direction. The bis-chelating Pimelato ligands are twisted with the torsion angle of -65° for C13-C14-C15 -CI6 chain. Acbiowledgments.
